AsH36Li 3 Ni2Se 4 , cubic, /43m (No. 217), a = 10.5038(8) Ä, V = 1158.9 Ä 3 , Ζ = 2, R&(F) = 0.013, wR^F 2 ) = 0.033, T= 123 K.
All manipulations were carried out under inert conditions. 11 mg of Li (1.6 mmol) and 128 mg of As (1.7 mmol) were placed into one side, 134 mg of Se (1.7 mmol) into the other side of a u-shaped glass reaction vessel. The compartments were separated by a glass frit with porosity 3. About 20 ml of NH3 were condensed into the vessel at 77 K. The reaction mixture was allowed to warm to 233 Κ and was kept at this temperature. After two weeks, yellow needle-shaped crystals of the title compound grew on the frit. ometry (d( As-Se) = 2.3265(5) A). The anions are surrounded by six plus twelve tetraamminlithium complexes, correspondingly the latter are coordinated by two plus four AsSe·» 3-ions.
[Li(NH3)4b[AsSe4] is the first tetraselenoarsenate(V) which crystallizes in the (NH4)3SbS4 structure type [2] . The two other known, solvent-free compounds, Rb3AsSe4 and Cs3AsSe4, adopt the orthorhombic (NH4)3AsS4 type of structure [3] . Therein, the ASSC4 3-ions are surrounded by eight cations, which results in a larger number of close Se-cation contacts (five and seven for the two crystallographically independent cations). In the (NH4)3SbS4 structure type, only four close contacts are observed. Curiously, the same structure type is adopted by Na3SbS4 [4] with the smaller Na + ion, which suggests that not only the size of the cation determines which of the two structure types is adopted for analogous A3EX4 compounds, but also direct cation-anion interactions according to the HSAB principle. 
